4,6-O-Ethylidene-N-(2-hydroxybenzylidene)-b-D-glucopyranosylamine was synthesized and characterized using analytical, spectral and single-crystal X-ray diffraction methods. The anomeric nature of the saccharide moiety was proposed based on 1 H NMR studies and was confirmed by the crystal structure. The lattice structure of this compound was compared with that of its analogues.
We have recently reported the synthesis, characterization and structures of some of the glucose based C-1 N CH-containing molecules. 1 Such molecules have been proven to be good complexing ones towards VO 2 + , MoO 2 2 + , UO 2 2 + , and Ni 2 + and Zn 2 + species. [2] [3] [4] These results give rise to an interest in establishing the structure of 4,6-O-ethylidene-N-(2- 
was synthesized, and its formation and purity were confirmed by elemental analysis and by FTIR, 1 H NMR, and mass spectroscopy as reported in the Experimental Section. Slow evaporation of the concentrated methanolic solution of H 3 L 1 resulted in the formation of single crystals in a monoclinic lattice. An ORTEP view of H 3 L 1 is shown in Fig. 1 . Selected bond lengths, bond angles and dihedral angles are given in Table 1 . The molecule exhibits an intramolecular O H···N interaction. While the banomeric form of H 3 L 1 was proposed based on the J C1-H in the 1 H NMR spectrum, the same is confirmed by single-crystal X-ray diffraction study. The saccharide moiety was found in the 4 C 1 conformation with the 4-and 6-positions protected through the ethylidene moiety and the C-1 modified via glycosyl amine formation. A stereoview of the molecule (Fig. 2 ) revealed a chair conformation for both the pyranose rings resulting from the saccharide and its protection at the 4-and 1 showing 50% probability thermal ellipsoids using ORTEP; the dashed enclosure represents the presence of an ONO core. 
Bond lengths
Bond angles (7) 121.7(1) C(8) N(9) C(10) 121.0 (1) 120.9(1) C(7) C(8) N (9) C(10) O(11) C(12) N(9) C(10) O (11) 111.6(1) 110.9 (1) C(12) C(13) C(14) 109.1 (1) 108.6(1) O(11) C(12) C (13) C ( 6-positions. This view also supported the presence of an ONO tridentate chelating core (Fig. 1) . Torsion angles (Table 1) supported the b-anomeric form of the saccharide moiety and a trans orientation of the aromatic and saccharide ring with respect to imine C N bond. Cremer -Pople parameters, 5 as well as asymmetric parameters 6 obtained using the program PLATON99, are as follows: Q, 0.605 A , ; q, 4.6°; , 257.25°; DC s (C-1, C-4), 0°; DC s (C-2, C-5), 0°and DC s (C-3, O-5), 0°. In the crystal lattice, each molecule is surrounded by four other molecules interacting through two O H···O and one C H···O hydrogen bonds as shown in Fig. 3 . The metric data for the hydrogen bonds are given in Table  2 . In the lattice, the molecules are arranged in layers where the molecules in each layer are connected through O H···O interactions. The adjacent layers are further connected via C H···O type of interactions, resulting in a three-dimensional network that resembles a channel-type structure as shown in Fig. 4 . 
Experimental
General methods. -4,6-O-Ethylidene-D-glucopyranose and 4,6-O-ethylidene-b-D-glucopyranosylamine was synthesized as per our earlier report. 1, 7 Elemental analyses were carried out on a Carlo-Erba elemental analyzer, FTIR spectra were recorded on a Nicolet Impact 400 instrument using a KBr matrix. Absorption spectra were measured on a Shimadzu UV2101PC spectrophotometer. 1 H NMR spectra were recorded on a Varian XL-300 spectrometer in (CD 3 ) 2 SO. Short label- ing, such as, 'Sac', 'Prot' and 'Ar' used in the spectral assignments refer to saccharide, protection and aromatic groups, respectively. H 3 L 1 . -Salicylaldehyde (11.0 mL, 0.10 mol) was added to a suspension of 4,6-O-ethylidene-b-D-glucopyranosylamine (20.52 g, 0.10 mol) in MeOH (80 mL), and the reaction mixture was allowed to reflux for 5 h. During the course of reflux, a small amount of yellow solid formed. The reaction mixture was then allowed to cool to rt and was left as such overnight. The solid product was collected by filtration, and washed with a small portion of MeOH, followed by petroleum ether, and the product was dried under vacuum. The filtrate was concentrated to dryness, and CH 2 Cl 2 was added to dissolve the pasty mass. Petroleum ether was added to this mixture resulting in a second crop of solid. Total yield 27.14 g (88%); mp 170-171°C; IR (KBr): w 3450 (Ar-OH), 3379 (Sac-OH) and 1637 cm Crystal structure determination. -The procedures used for the data collection, solving and refining the structure, and the figure production were same as those reported in our earlier paper. 1 Other details of data collection and structure refinement are provided in Table 3 .
Supplementary material
Full crystallographic details, excluding structure factors, have been deposited with Cambridge Crystallographic Data Center (CCDC 162413). These data may be obtained, on request, from The Director, CCDC, 12 Union Road, Cambridge CB2 1EZ, UK (Fax: +44-1223-336033; e-mail: deposit@ccdc.cam.ac.uk;
